A mixture of 12 ml 85% H3PO4,32 ml H20,15 g oxalic acid and 14.5 g V2O5 was boiled with stirring for 6 hours. The dark blue solution was filled in teflon lined and sealed autoclave and kept at 338 Κ for two weeks. The crystals was filtered off, washed with water and dried at 323 K.
Discussion
Vanadium(IV)hydrogenphosphates play an important role in the process of selective oxidation of the paraffin n-butan to MS A [ 1 ] . We redetermined the structure of VOHPO4 · 4H2O by single crystal structure analysis. The results confirm with the structure of Leonowitz [2] , the structure data were improved and the positions of hydrogen atoms were estimated. The structure of VOHPO4 · 4H20 consists of VOe octahedra and PC>4-tetrahedra forming double chains along a axis. The VOó octahedron is axial surrounded by three phosphate oxygen and a water oxygen. The bond distances to the phosphate oxygens are nearly 2.00 Â and the distance to the water oxygen is nearly 2.06 À.
On the opposite side of the vanadyl oxygen is a second water molecule coordinated. The bond distances are nearly 1.59 Á for the vanadyl oxygen and 2.25 Â for the coordinated water oxygen. VOó-octahedrons and PO4 tetrahedrons form double chains along the a axis. In the single chain alternate VOó octahedra and PO4 tetrahedra. Every V06 octahedron shares vertices with an PO4 tetrahedron of the neighbour chain and every PO4 tetrahedron with an VOÓ octahedron of the neighbour chain. The double chains are translated in the [011] direction to form a layer (Fig.) . The double chains are linked in the layer via hydrogen bonds. The hydrogen bond is formed by a hydrogen of a axial vanadium coordinated water to a oxygen linking a VOó octahedron and a PO4-tetrahedron. The layers connect via two kinds of hydrogen bonds. The hydrogen of equatorial coordinated water of V (2) bonds to the oxygen of equatorial coordinated water of V( 1 ) and the hydrogen of P(2)-OH group bonds to the oxygen of the P( 1 ) -OH group. The oxygen of the interlayer water molecules are fixed by the hydrogen of the axial coordinated H2O of vanadium and on the hydrogen of POH group. The P-O bond distances are in the common range, nearly 1.52 Â for the P-O(-V) bond and 1.58 Â for the P-O(-H) bond. There are remarkable differences to the values estimated by Leonowitz [2] , but our values confirm better the threefold coordination of VOÔ-octahedra. The comparison of the P-O and V-O bond distances with those of Leonowitz [2] pointed out strong differences for the P-O bond distances and a good agreement for the V-O bond distances:
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1.5801 1.578 The localisation of the hydrogen atoms make it possible to describe the bonding of the double chains in VOHPO4 • 4H2O. 
